APPENDIX II 


HOW TO PACK A GAS CHROMATOGRAPH!* COLUMN 


NOTE: This procedure describes how to pack efficient gas chromatography 
columns. However, we recommend that the columns be purchased 
prepacked and preconditioned from: 

Alltech Associates 

202 Campus Drive 

Arlington Heights,, IL 60004 

1. The following supplies are needed: 

NOTES These are available from chromatography supply houses such as 
Supelco, Inc. 

Beliefonte, PA 16823 

Analabs 

80 Republic Drive 
North Hover, CN 06473 


Applied Science Division 
Milton Roy Company 
P. 0. Box 440 
State College, PA 16801 

Alltech Associates 

202 Campus Drive 

Arlington Heights, IL 60004. 

1.1 GC grade tubing 

1.2 Swagelok nuts 

1.3 Graphlok ferrules 

1.4 Leak detector - "Snoop” 


Sourc e: ht tp ;://www.industry :uments.ucsf.edu/docs/trkm0000 
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1.5 Tubing cutter 

1.6 Tubing reamer 

1.7 Triangular file 

1.8 Silane Treated glass wool 

1.9 Column filling funnel 

1.10 Vibrator 

1.11 Column trap 

1.12 Column end caps 

1.13 Stopwatch 

1.14 Bubble flow-meter 

2. Procedure 

2.1 Cut tubing to the desired length. File the ends smooth and open 
the end of the tubing using a reamer. 

2.2 Wash the tubing using the following sequence and amounts of 
solvent (use vacuum to pull solvents through tubing): 



.Solvent 

Amount 

1. 

Chloroform 

50 mil 

2 . 

Methanol 

25 mL 

3. 

Water 

50 mL 

4. 

Acetone 

25 mL 

5. 

Methanol 

50 mL 


2.3 Dry the column with a stream of nitrogen. 

2.4 If possible, pack the column straight then coil into largest 
diameter coil possible to fit into the oven. For packings, see 
Section 4. 

2.5 Insert a plug of silane treated glass wool in one end of the 
column. A straightened paper clip can be used for this. 

2.6 Attach a vacuum line to the end containing the glass wool plug, 

2.7 Attach a small funnel using rubber tubing on the other end of the 
column. 

2.8 Add column packing to the funnel and apply vacuum to the opposite 
end. Vibrate. 


Sourc e: http s://www.industryd6eumehtS' ucsf.edu/docs/trkm0000 
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2.9 When the column is full, remove the funnel and close the column 
with a plug of silane treated glass wool* 

2.10 Coil columns to the desired diameter. 

2.11 Use brass Swagelok nuts and Graphlok ferrules to attach the column 
to the gas chromatograph. 

2.12 Attach the end of the column where it was filled to the outlet of 
the injector. Check for leaks. 

2.13 Attach a short length (12") of 1/16" tubing to the column outlet. 
This is to prevent back-streaming of air into the column during 
conditioning. Do not attach the column to the detector. 

2.14 Set the carrier gas flow as described in the method using a bubble 
flow meter connected to the 1/16" tubing on column outlet. 

. 2.15 Attach a tag to the column with the following information: 

Column diameter and length: 

Loading level and stationary phase: 

Support and particle size: 

When packed and by vHomc 

2.16 Columns can be conditioned in advance but must be tightly sealed 
and stored under nitrogen. 

3 . Column Conditioning 

3w1 Allow the carrier gas to flow through the column at room 
temperature for 30-45 minutes to remove trapped! air. 

3.2 Program the temperature from 50*C to operating temperature +10*0 
at 1-2* per minute and hold overnight. 

3.3 The upper temperature limit should be held three to six hours. 

3.4 Columns can be conditioned faster using very high carrier gas flow 
(50-80 cc/mln.), reducing the initial period to 15 minutes, 
programming at 8*/minute and holding at the upper limit) operating 
temperature +20*C, for about one hour. This column will have 
shorter life and reduced resolution. 
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Column Packings 

The column packings listed below are available from Alltech Associates: 

4.1 10Z Carbowax 20M ♦ 2Z KOH on Chromosorb W Acid Washed 80/100 
meshu Catalog #8412 

4^2 Porapak Q porous polymer 50/80 mesh. Catalog #2700 
Prepacked Columns 

5.1 Excellent quality prepacked; preconditioned columns are available 
from: 

, Alltech Associates 
202 Campus Drive 
Arlington Heights, IL 80004 
Phone 312-392-2670 


Source: https:/7www.industrydoouments.ucsf.edu/doos/trkmOOOO ... 



